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1. iZlX'fotbii&ti&^tf^nymWfco 



R 




1 

rWK -<^yV/K C!_ 4 hV T/V^/Vi/V /V, ^<>->vK 

fl— ^^&oT^Tt> , ^?kiSt, />n^>, WK^nyy, OH 
. O- (C^g) TV/K O- (C^g) 7;v^tt< ftO — OV^/v&m-t 

>lo»U ^3^nxA#5j;tJ*B£|*< 0 ) 
2. ^2^fe^^^tt5^^n>-fl^#: o 




2 

(Si*, Ri*H, C^T/V^r/V^efe^ ; R\ R 2 , R 3 flH, C^TVI^/K 
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3. S;3^&P>fc»*ttS3i/}f^t2VS|a»# 0 




^tl^C^T/V^^ c 6 r 



tt#jNT*T?£>*K ftfetffcXft-Jfi^-C (O) -C (S) -S (O 
) CR'R'-ffc^-S i R 2 -^fe^)^U ^^^R, R x ^J;^R 2 ^mf 

mfemtmmxh'Q, ^tcR i ^^R 2 \t-m\^<>x^mm^2^emi:^'r 
<Dtmmxhz 0 ) 

4. ^4X&bt>£ti%^#^viym^ito 
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R 




4 

(5*^ RftH, C^T/V^/V-efo^ ; R\ R 2 , R 3 , R\ R 5 HH, C x _ 6 

b < tt/N p^yiao tfft £ ^fc^ v vvv t> l < u 7 ^ ^/v-efe 9 ; tufas 

NOR 3 , N-NR 4 R 5 £fcflN-NHCONR 4 R 5 £&fbt>U ::t'SR 3 - 
R 5 JljttjfB£ji t mmx*h V , £ /cR 4 :fe t>*R 5 il-^cfto tg^If 2-6 



ySeMtr^J:< ; * b y & £ z tefi^if i -e£it £ tiit <o t mm x 
hz> Q ) 

5. ^5X&bt>£tl%^^xi>mmto 



R 
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6. S;6^&P>fc»*ttS3i/}f^t2VS|a»# 0 



R 




6 

7. ^7Xhbt>^tb^^^n>m^#o 




7 

Rf^H, C^T/V^r/V^efe^ , R\ R 2 , R 3 , R 4 flH, C^T/V^r 
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£|i3ircfc5 0 ) 

(D7 -OH-«»»3fflcSr 

(b) r/v^yttffiK^-e, wtc^^z-zv/^i^fe^-c^Kft^h y 

(a) t^miaot, Sfcl* 

(b) ^y^iaot, 

( c ) yp»iot 

10. xjjffnyct #iC^^^^^i/yy^fc^^X?rc^>^{^ 
5 ^ i *»Stt tS^f n ^Afe j;^/* fcft 1 2, 1 3-\f^^\f-^S^- 

1 1. x^fpyDSr, ^^^^ii^^^^^l- 
6^ ^Sr^at-rS^^nyBfeJct^/^fc^l 2 



, 1 3- t^m^-^^^ayBcoMiS^^o 
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OR* 



R\ R 2 , R 3 , R 4 , R 5 ttH, C^gT/V^/K 
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m&fc\±tiLftfi>tim-?hy y Y^xuz^m^xh^xt>^^x^^xhx< , 

&*7k^ CI, Br, ftifcO^n^V, #Rtf-NCO, 

-NCS^fc^-N 3 ^^C0^y-f K^oy^ OH, O- (C^) TvVK O 
- (C^g) 0-^>-yV^^^t)*fo ^^n^A;&J;^Btcte# 

, tfcl4C = C-l^SrMt5C-C^©lot?fcot 1 t)J;v\ 

j£3i-3ol^T, XJ3— JKfadJS-C (O) -C (S) -, -S (O) 
-CR X R 2 - (R 1 ^5j:I5R 2 ^f[IfE£a^lRlS"efe6o ) , ^fcf^-S i R 2 - 

S4i^*3V^T, Xte^Ht, NOR 3 , N- NR 4 R 5 ^fc^N- NHCONR 4 R 
5 £rfc^fc>U ^^^R 3 -R 5 ^ffifESft^^Ift^fo5o 

^ J3 ^ Sfr-fo 

^/K^a^A^oJ:I^BtCoV^r^DE-A-4 1 3 8 0 4 2^#E§£tlfcl\ 

-0-*3j:t^/*fcft7-0— R»R*flc^P>tUISLr, 12, 13-^1^^ 



^(hydrohalic acids) £JB 1/^5 ^nt KU XX = Ha 1, Y = OH*5<ttJ5 
Y = OH, Y = H a 1 Wx.fi h X/\/^>m& £Tf 7/1^ 

nft^&^tD^n >jctf)#£TT? 1 2, 1 3-S^t— /ME££C, 

;V^—Y (NH 3 /MeOHttS ^t(lp-^ b^^y^x-T/l/ (D 
- O - jo <fc t>V £ J3 7 - O - fftSR*#a> 6> t> , Mx.^V^/ -;V**CN a B 
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m&m^Ltzm^ -^2<D5~0 fcft 3, 5-t>L<J35 

T;v^-;vT ^ y»ftt^ dm A p ^ a 2 , 6 -/v^ytH^n hy 



±fet$$/w^/ym\z. : £&1-%Zb&'eZ&o *tibte$bfcVsty3-K (Wi 
ttig) , ?>fyft-^-t- (Horner) , ^UT (Julia) $ fcfty< * *fe V 
(Petersen) ICiStI/7>f W^iotC - 1 6 -/C-l 7 -^uy^ 1/ 

n t as-ct £ 0 t> l t> 3 - OH& j:t; 7 -oH^aa*«as^3p«s 

1 6-t Kn^vK^ft*TV/Wt:^fcf±r^^W^5- tdS"Ct5 0 3-0 
H*3J:t5 7-OH*f^ 0-^/V^V©i^j;NH3/MeOHiao 
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S3, 1 9 -OHS*:T/V=3r/Wb(CJ;o-CfftttLfc^ ^7yT/^yWf^ 

-**SS/jK«*t:V^A) Affile j; §7^ h yft(aot^l^tit:fll 
•f5^tdST?t5 0 taft»iS^> ^^fb^Bull.Chem.Soc. Japan, 5 2 
i (1 9 7 9) 1 9 8 9^<— v> ; n y — ;£ J; :n ^ ^<DJ. Am. Chem. Soc. , 9 6 
#(1974) 561 A<<—*? ; *3 £U^/V— ^ £t^n J . Am. Chem 

.Soc. 103S (1 9 8 1) 5 1 8 3'<— iffc^tfttZ. hfi>X^%> 0 

^mm Kfrfr%ik&$)&mmir & tcmc s * ^ c * /c jid ^ ^ tt 

X t> J; < , $ fc f ^ ^ ^ ^ * v- 7 v £ Jiii gfi J: o X ^ * */ 
LXt£<, ttcU.^7^ h\ *J?y4 h*/^7 4 h**tcfc*JT*JWz$mLX 



) h(Dm^t>^frhft%im¥mmmcmir% 0 ^fhh(D%mm±, mem 

&M&~f%tcMzFB\s^^ ti>>"?%, MmMmmM (cytostatic agents) t L 



m 

mi 

qc&m 1 a 

x#nyA20mg (0. 0 4 1 mm o 1 ) fe7t b y 1 m UcMU h 
U7/VtnSl5 0 // 1 (0. 6 4 9mmo 1) ^Dl HM^^5 0°Cf 

-efeiifrrso sisii^«n- 1 My ymmmmmp h ? srip^-csjs«rft±if , 

*Ajg«r?2fev\ *A±-?f£iftU ffiEjKSr^'f-So ffi£j*»£#Ec 

8 5 : 1 5) 0 

lR*:SttftI 4mg (19%) 
Stt^II 4mg (19%) 
Jltttt I 

R f v P y 9 V/Ti? hy, 8 5:15) : 0 . 46 

I R (y J)VK) ; ny=3 4 4 0 (m, b, s h) , 2946 (s, s h) , 
1734 ( v s ) , 1686 (m) , 1456 (m) , 1375 ( w) , 125 
6 (s, s h) , 1190 (w, b, s h) , 1071 (m, s h) , 884 ( 
w) , 7 3 5 (w) c m _1 0 

MS (2 0/7 0 e V) : m/ e (%) =4 9 3 (4 3 [M-H 2 0] + ) , 3 9 
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4 (47), 306 (32), 206 (30), 181 (40), 166 (72 
) , 139 (100), 113 (19), 71 (19), 57 (24), 43 ( 
2 4) 

C 26 H 39°6 NS SUMS: [M-H 2 0] + £LT 



4 9 3. 2 4 9 8 
tt : 4 9 3. 2 4 7 8 

Rf (^PP^^y/7thy, 85:15) :0. 22 
I R (:7^7VA) : n y = 3 4 8 4 ( s , b, sh), 2942 (v s , sh) 
, 1727 (vs), 1570 (w), 1456 (m), 1380 (m), 12 
6 5 ( s ) , 119 0 (w) , 1 0 6 9 (m) , 9 7 5 (w) c m _1 D 
MS (2 0/7 0 e V) : m/ e (%) =4 9 3 (2 1 [M-H 2 0] + ) , 3 9 
4 (12), 306 (46), 206 (37), 181 (63), 166 (99 
), 139 (100), 113 (21), 71 (23), 57 (33), 43 ( 
28) 0 

fflLMftVr : C 26 H 39 O e N S MWM : [M-H 2 0] *t LT 

4 9 3. 2 4 9 8 
5>flf tt : 4 9 3 . 2 4 7 5 

qc&m i b 

x^fpyA55mg (0. lllmmol) b7t Kp77^0. 5m 

1 1 Nt80. 5ml Srip^i, &HS^»£^2&-T?3 0#|ffliSf*H-£ 

QgfflJK :^pp^ * / -/K 9 0 : 1 0 ) 0 



IR* : 1 9 m g (32%) 



-15- 



Rf (^PP^^y/^^/- /K 90:10) : 0. 4 6 
I R (y^/PA) :ny=3441 ( s , b r , sh) , 2948 ( s , sh) 
, 1 7 2 5 ( v s , sh) , 1 4 6 2 (m) , 13 8 1 (w) , 1 2 6 5 (m) 
, 115 4 (w) , 9 7 2 (m, b r , s h) c m"\ 

UV $ J — ;V) : 7A^max (1 g^T'v'n V) =210 (4. 29), 2 
4 8 (4. 11) nm 0 

MS (2 0/7 0 e V) : m/ e (%) = 5 2 9 (1 3 [M + ] ) , 4 9 4 (1 
0), 342 (38), 306 (23), 194 (32), 164 (100), 
140 (31), 113 (1 5), 57 (1 6) 0 
f|M:C 26 H 40 0 6 Cl NS [M + ] t LT 

5 2 9. 2 2 6 5 
5>#f ft : 5 2 9 . 2 2 8 0 

ms 

qc&m i c 

1 2-^pp-1 3-t Ko^>-x#f pyA (lb) 25mg (0. 04 
7mmol) ^PP^yimlClfU ^f/VT^/ t°!J ^^2 9 m 
g ( 0 . 2 3 5 mm o 1 ) , h ]) ^fvKT 51 v \ (1. 081 mm o 1 

) *3it5 9 8%^gg2 0 /* 1 (0. 5 17mmol) fcj&P&So KJSJ1^*£* 
/S-Cft^-fo - 1 St^SLfctt, MTfcgtSft 4 0 // 1 (0. 4 2 3mmol 

) *Rj&s&mz.Mz., msr-i 5°c^7 o^jt#*r^o 



^^/VT ^ / t^^yemg (0. 0 4 7mmo 1 ) , h U m^/VT ^ ^ 7 m 1 
(0. 0 4 7mmo 1 ) , 9 8%^r»2 \i 1 (0. 0 4 7mmo 1 ) & £ tWfefc 
ftlNjul (0. 0 4 7mmol) fcK/SiS^^Rx., 6 0#IWJf 

£o ^«^^^fC*LTK^ftJ:tf, lMy ^»16»»iftpH 
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l/ y 90/10) , JR* : 5 m g (18%) 0 

Rf (^pp^^y/Tthy, 90:10) : 0. 67 

I R Q^vkA) : ny=3497 (w, b, s h) , 2940 (s, b, sh 
) 1725 (v s) , 1468 (m, b, sh), 1379 (m) , 1265 ( 

s) , 1253 (s) , 1175 (v s) , 972 (m, b, sh), 737 ( 

s ) c m _1 0 

MS (2 0/7 0 e V) : m/ e (%) = 6 1 3 (9 [M + ] ) 5 6 7 (4 3) 
, 472 (63), 382 (23), 352 (21), 164 (100), 15 
1 (33), 96 (31), 69 (17), 44 (2 6) „ 
WMftVr : C 29 H 40 0 9 N S CI : [M + ] t Lt 

6 13. 2 112 
: 6 1 3 . 2 13 1 

m4 



i d 

x^fnyBlOmg (0. 0 2 0 mm o 1 ) h 7 fc Fp 7 7 > 0 . 5m 
1 \cmm U 1 Nfiil 0 . 5 m 1 ^Px., KJSii^Sr^M-C 3 0 ftfflfflfrtZ 

(SSffifS V/T -fe h V, 8 5 : 1 5 ) 0 

JE* : lmg ( 9 %) 

Rf (^pp^y/7tF^ 85:15) :0. 38 

MS (2 0/7 0 e V) : m/ e (%) =5 4 3 (3 [M + ] ) , 5 0 7 (1 4 

), 320 (19), 234 (9), 194 (17), 182 (23), 164 

(100), 140 (22), 113 (14), 71 (1 3) 0 
WMftVi : C 27 H 42 O e N S CI mmiU : [M + ] t LT 

5 4 3. 2 4 2 1 
fit : 5 4 3 . 2 4 0 5 
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015 

ty^m 2 a 

X/jffPVA lOOmg (0. 2 0 3 mm o 1 ) r^7t Kp: 
MyytII«pH7 (1:1) 4mlfC^#L, *#fbfc?iS^ h y ? A ( 
15 0mg = 3. 9 6 5mmol) £\ Lfc r t ^#J1^ 

7t«U 



^^nvh^77^-t»Sf5 (W:^uu^^y/7tf^ 95: 
5, ^fe^pn^y/Tt hy, 85:15, 3=-?©&jBE) „ 
iKm : (20 %) 

Rf (^PP^y/7tfy, 7 5:2 5) : 0. 2 7 
I R {7 ^;V&) :ny=3413 ( s , b, sh) , 2965 ( v s , sh) 
, 1734 ( v s ) , 1458 (m, b, sh), 1383 (m, sh), 12 
64 (s, b, sh), 1184 (m, b, sh), 1059 (s, sh), 9 
6 6 (s) , 8 8 5 (w) , 7 3 7 (m) c m _1 0 

MS (2 0/7 0 e V) : m/ e (%) =4 9 5 (6 [M + ] ) , 4 7 7 ( 8 ) 
, 452 (12) , 394 (9), 364 (16), 306 (49), 194 ( 
19), 178 (35), 164 (100), 140 (40), 83 (21), 
5 5 (2 7) „ 

mMfttit : C 26 H 41 O e N S mWM : [M + ] t LT 

4 9 5. 2 6 5 5 
5**flB : 4 9 5. 2 6 2 3 

me 

QC&m 3 a - d ( a - d iijfcttgttft-e* 6 ) 

ayiOOmg (0. 203 mm o 1 ) ^t^^ySml fc*gj¥P U J£ 
ftft^5 0/i 1 (0. 6 8 6mmo 1) SrAPx., SJSii'&*SrS?S."Cl 5 4^ 
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o IM^^ftSL, 4SISco^flcStt#3 a-dSr^RS^p^ F^77^- 



ft^i»3 a 
i&i; : 4 m g (12%) 

Rf ( b/Kx^/^ /K 90:10) :Q. 50 

I R (y ^/VA) :ny=2961 (m, b, sh) , 1742 ( v s) , 17 
01 (v s) , 1465 (m, sh), 1389 (m, sh), 1238 (s, 
sh), 1210 (v s, sh), 1011 (s , sh), 957 (s , b, s 
h) , 8 0 8 (m, sh) , 7 6 8 (s, s h) c m~\ 

UV (7 $ J — ;V) : 7A^max (1 V) =210 (4. 50), 2 

4 8 (4. 3 5) nm 0 

MS (2 0/7 0 e V) : m/ e (%) =5 3 9 (4 0 [M + ] ) , 4 5 7 ( 2 
2), 362 (16). 316 (27), 222 (30), 178 (30), 1 
64 (100), 151 (43), 96 (38), 69 (29), 55 (28) 
, 4 3 (2 0) „ 

i|M:C 26 H 37 0 7 NS 2 [VT] t LX 5 3 9. 2 0 1 1 

ft^fe3 b 

iRit : 1 4 m g (13%) 



Rf (jvK^/^7— /K 90:10) :0. 44 

I R {y ^;VA) :ny=2963 ( s , b r , sh), 1740 (vs), 1 
703 (s), 1510 (w). 1464 (m, b r , sh), 1389 (m, 
sh), 1240 ( s , br, sh), 1142 (m), 1076 (w), 10 
3 7 (w) , 1 0 0 3 (m) , 9 4 5 (s, br, s h) , 8 0 6 (m, s h) 
. 7 7 5 ( s ) , 7 3 7 (m) c m _1 0 
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UV (y* ff/— /V) ; 7A^max (1 g/f^ny) =211 (4. 16), 2 
5 0 (4. 0 8) nm 0 

MS (2 0/7 0 e V) : m/ e (%) =5 3 9 (2 7 [M + ] ) , 4 7 5 ( 1 
7), 322 (41), 306 (67), 222 (16), 206 (17), 1 
94 (19), 178 (32), 164 (100), 151 (33), 125 ( 
18), 113 (15), 96 (39), 81 (23), 64 (58), 57 ( 
42) , 41 (19) o 

fiM: C 26 H 37 0 7 NS 2 SKHlI: [M + ] t Lt 

5 3 9. 2 0 1 1 
##Hl£ : 5 3 9. 1 9 9 8 

it^3 c 

: 4mg (4%) 
Rf ( b ykrc y/J $ J — 90:10) :0. 38 

MS (2 0/7 0 e V) : m/ e (%) =5 3 9 (5 1 [M + ] ) , 3 2 2 ( 2 
2), 306 (53), 222 (36), 178 (31), 164 (100), 
1 5 1 (4 1) , 9 6 (2 5) , 8 1 ( 



20), 69 (26), 55 (25), 41 (2 5) e 
ffl*3Hlf : C 26 H 37 O y N S 2 SKHfi : [M + ] t LT 

5 3 9. 2 0 1 1 
tt : 5 3 9 . 2 0 0 1 

ft^fe3 d 

: lmg (1%) 
Rf (b/^V/^^y— /K 90:10) : 0. 33 

MS (2 0/7 0 e V) : m/ e (%) - 5 3 9 (6 9 [M + ] ) , 3 2 2 ( 3 
5), 306 (51), 222 (41), 178 (31), 164 (100), 
151 (46), 96 (31), 81 (26), 69 (34), 55 (33), 
4 1 (3 5) 0 

WMftVr : C 26 H 37 O y N S 2 SKHfi : [M + ] t LT 
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5 3 9. 2 0 1 1 
#*ftt : 5 3 9. 1 9 9 7 

mi 

x^fpyAlOmg (0. 0 2 0 mm o 1 ) &r>^ n u * # > 2 m 1 fulfil 
tOMiSo JBcV^T, ^Lfc^ltB^K^^^/V^/vy ^ FO. SmlSrJPx. 

— /K 8 5 : 1 0 : 5 ) o 



iRm : 5 m g (64%) 

Rf (v'^P^y/TtFy/^y-zK 8 5 : 1 0 : 5) : 0. 61 
I R (7>f /WQ : n y = 3 4 6 8 ( s , b r , sh) , 2947 ( s , b r , 
sh) , 1734 (v s, sh), 1458 (w) , 1380 (w) , 1267 
(w) , 115 7 (w) , 1 0 8 0 (w) , 9 8 2 (w) c m _1 0 

UV (y* /V) : 7A^niax (1 g^f^ypy) =202 (3. 53) nm 

MS (2 0/7 0 e V) : m/ e (%) =3 9 8 (2 [M + ] ) , 3 8 0 (4) 
, 267 (14), 249 (17), 211 (20), 193 (26), 171 
(34), 139 (34), 111 (40), 96 (100), 71 (48), 
4 3 (5 0) 0 

38A#*f : C 21 H 34 0 7 : [M + ] t LX 

3 9 8. 2 3 0 5 
ftVtU : 3 9 8 . 2 2 9 5 

ms 

it^6 a 

3, 7-^-O-^K^-wKfnyA10mg (0. 0 1 8 mm o 1 ) £r 
^nn^yiml}Ci?U 1, [5. 4. 0] S^y* 
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(DBU) 2 7 /i 1 (0. 18 0mmol) 4:M % aSi#*l: 

^ia-e 6 o #w«#-r £<> fitf&w&mK. i m y y b y ? P 

H4. 5 Sr*Dx.Ttt±if, ^o*ffiSrKK3i^-e4|HiaUi-5o ^fc>itr-o 



U ry^T^^;^Il2 0 0 /i 1 (2mmolNH 3 /ml^;- 

So 

M| : 4 m g (22%) 

Rf (^PP^y/7tFy, 85: 15) : 0. 46 
I R Q^/kA) :ny=3445 (w, br, s h) , 2950 (v s , br 
, s h) , 17 17 (v s , sh) , 1 6 4 4 (w) , 1 4 6 6 (m, s h) , 
1370 (m, sh), 1267 (s, br, sh), 1179 (s, sh), 
9 8 4 (s, sh) , 8 6 0 (w) , 7 3 3 (m) c m _1 o 
UV 0*^/ — M : 7A^niax (1 g^^PV) =210 (4. 16) nm 
MS (2 0/7 0 e V) : m/ e (%) =4 7 5 (2 8 [M + ] ) , 3 8 0 ( 2 
1), 322 (37), 318 (40), 304 (66), 178 (31), 1 
66 (100), 151 (29), 140 (19), 96 (38), 81 (20 
) , 5 7 (2 6), 

WAfttfi : C 26 H 37 O s N S mmiU : [M + ] t L*C 

4 7 5. 2 3 9 2 
##ftt : 4 7 5. 2 3 8 4 

#19 

fls^J»6 b 

3, 7-^-O-^V^V-xj}?fn^A5 0mg (0. 09 1 



mmol) ^na^yimU:SSU 1, 8 - v^Tif n [5. 4 
. 0] $l/7*%- 1-^-1/ (DBU) 2ml (0. 0 1 3mmo 1 ) £r£n£, fc 
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mm&m* 9 0 °c-c 1 2 $mmwir% 0 %j&m&mc 1 m v ymm^mi- h v 
— tcj;oT»sw-5 mmm : ^PP^y/n 90: 10 

) o 

JfcJ| : 7 m g (15%) 
4Mfa— K 

Rf (^pp^y/7thy, 90:10) : 0. 62 
I R (;7^yWQ : ny= 2 9 5 1 (m, br, sh) , 1723 (v s) , 1 
6 4 4 (w, br, sh) , 1 4 6 8 (w) , 1 3 7 7 (w) , 127 1 (m, 
br, sh), 1179 (s) , 987 (m, br, sh), 735 (w, br 
, s h) c m _1 Cl 

UV Q /V) : 7A^max (1 g^i/ny) =210 (4. 44) nm 

MS (2 0/7 0 e V) : m/ e (%) = 5 0 3 (6 8 [M + ] ) N 4 0 8 (5 
8), 390 (32), 334 (25), 316 (34), 220 (21), 2 
06 (27), 194 (20), 181 (33), 164 (100), 151 ( 
34), 139 (28), 113 (20), 96 (82), 81 (33), 67 
(2 4), 55 (26),43 (22) 0 
WAfttfj : C 27 H 37 O e N S : [M + ] t LT 



5 0 3. 2 3 4 2 
5>flf tt : 5 0 3. 2 3 0 3 

mi 0 

i^m<° c 

3, 7-^-0-7tf/V-xj]ffpy5mg (0. 0 0 9 mm o 1 ) 9 
/-/VlmlMfU T V-^e^Ttt^ 9 J ~frW$L ( 2 mm o 1 NH 3 /m 1 
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: 3 m g (67%) 
Rf (^pp^y/7tF^ 90:10) : 0. 55 
I R (y ^/VA) : ny=2934 (s, b r, s h) , 1719 (v s, b, 
s h ) , 1641 (m) , 1460 (m, s h ) , 1372 ( s , s h ) , 12 
37 (v s, b, s h) , 1179 (s, s h) , 1020 (s) , 963 (s 
, s h) , 7 3 7 (v s) c m -1 0 

UV $ J — /V) : 7A^max (1 g^T^n V) =210 (4. 33) nm 

MS (2 0/7 0 e V) : m/ e (%) =517 (57 [M + ] ) , 4 2 2 ( 5 
8), 318 (31). 194 (20), 181 (34), 166 (100), 
151 (31), 96 (96), 81 (32), 69 (27), 55 (29), 
4 3 (6 9) 0 



»*5»tif : C 28 H 39 0 6 N S mtSM : [M + ] t LT 

5 1 7. 2 4 9 8 
ft$fiW. : 5 1 7. 2 4 9 2 

mi 1 

tt&m 7 a 

x/)ffay20mg (0. 0 4 1mmol) J—;V0. 5 m 1 L 

, fiffiK-f hy ?A±-?|fe(jfcU S««rl»*i-5o fi£/S*3£#fcJl^ h ?y 
7^~Xmm*f% »:^Pn^y/^;-;K 85:15) Q 

iRm : 1 1 m g (52%) 






-24- 



I R :ny=3438 ( s , b r , sh) , 2971 (v s , br 

, sh), 1703 (v s ) , 1507 (m) , 1460 ( s , sh), 138 
3 (m, sh) , 1 2 5 4 (w) , 119 0 (w, br, sh) , 10 11 (w 
, br, sh), 866 (w, br), 729 (s) c m _i 0 
MS (2 0/7 0 e V) : m/ e (%) =4 2 3 ( 0 . 1 [M + ] ) , 3 2 3 ( 
4), 168 (89). 140 (100), 85 (31), 57 (6 7) „ 
UMfttit : C 23 H 37 0 4 N S : [M + ] t LX 



fill 2 

tt&m 7 b 

7-0-Ttf;V-x/Kfoy5mg (0. 0 0 9mmol) &^$J— /VI 
ml«U r^rtt^^;-/^ ( 2 mm o 1 NH 3 / ml^/^ 
)V) 2 0 0 n 1 SriPx., SSS^**5 0t*e2 BRBJt*M-£ 0 ftM^M^t 

1"5 (^mf*: 90 : 10) 0 

iRm : 3 m g (59%) 



I R (7 >f /WQ : ny-3 4 4 1 (m, br, sh), 2946 ( s , sh) 
, 1732 (v s) , 1600 (w) , 1451 (m) , 1375 (m) , 12 
46 (s, b, sh). 1013 (m, b, sh) c m _1 0 
UV (^ / — AA : yA^max (1 g>f^>py) -211 (3. 75), 2 
4 7 ( 3 . 5 9) n m 0 

MS (2 0/7 0 e V) : m/ e (%) =5 6 7 (1 [M + ] ) , 4 6 5 (4) 
. 422 (7), 388 (5). 194 (5), 182 (7), 168 (65) 
, 164 (17), 140 (100), 97 (10), 71 (22), 43 (2 
7) 0 

WMftVr : C 29 H 45 O s N S 3KHB : [M + ] t LT 



4 2 3. 



2 4 4 3 



tt : 4 2 3. 2 4 1 0 
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5 6 7. 2 8 6 6 



#flftt : 5 6 7 . 2 8 4 9 

Fill 3 

flfg (pH7. 1, 3 0mM) 3 0mltt3RtSo ^FF^-X^y — i? 
yy^-vWA) 5mg»t, ?l^Sr3 0°C^2 BRB«£M-£ 0 il 

6o WKffi^^hy ^A-eSfejjfeL, ^T-CSSISKH-rSo : 4 8mg 

(9 6%) Q 

mi 4 

4 8mg(DX/Kfnyi7^»THF6ml fcigA? U SH^L&tfSk f y rc 
fvVT 5: 0 // 1 js£X$2, 4, 6 - F U ^nn^yyV;^P U Kl 6 m 1 
&riP;t5o 15M^ ifcK£6iBl/TK^U ££zk b/V^i V 2 0 0 m 1 t^CD 4 - 

KK^^V^VKiififfiK (pH4) M^Sflbfco ^SHPLCiaS^ 
fill 5 



B. DSM6 7 7 3Srffl^5I4 

0. 2%^>^ — 0. 2%;fc&Sh 0. 2%fffifcjSfflftU 0. l%CaCl 
2 X2H 2 0, 0. l%Mg S0 4 X 7H 2 0, 8mg/U y h ^<D F e — E D T A 
. pH=7. 4io ( ]:mif{n 5 V y Y;V<T>T^/<— y4 hXAD- 1 6 K^flf 
Jfia>b*5o ^^3 0°Cr\ 1^^2m 3 0^^il^L^^^7^i o 0 
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FflfrtoixSo po 2 fi[Hlte5ia^ai*^J:or3 o %icjp^£ti£ 0 
c. ^Sf 

^^LH-2 0 (2 0Xl00cm^7^ 2 0 m 1 /m i n CO^ # / — ;V) X 
3^#fc#ltffc£ftSo ^^P^&£ft6g#Ji2 4 0-30 0 

y ^ n y;vzf (Lichrosorb) R P - 1 8 <D 3 UftX? P h ^7 7 >f — £ff 5 ( 
10X40cm^7^, Wl80ml 



/m i n^^7— /V/*6 5 : 3 5) 0 x4ff nyA^oj;^B^f ^ R f =9 
0 — 9 SftX^tf^VyCfrK R f = 1 0 0-1 1 OftX^^v yD^ffl L 




mjJf^nVC R = H 
^/J^^n^D R = CH 3 



C 26 H 39 NO s S [4 7 7] 

ESI -MS: GE4*>) : [M+H] + ^LT4 7 8. 5 
TLC (Mf9? 4— ) :Rf=0. 8 2 

TLCT;V^^r>^^^;^6 0 F 2 5 4 ^/V^ ^ffilS : ^PP^y/^ ^ 
7— /V= 9 : 1 

2 5 4 nml^*5tt5UVK3feSo ^/ffiRf*^***, 1 2 0°C^ 

HP LC : R f = 1 1 . 55> 



^7^:X^^;V100C-18 7/zm, 1 2 5 X 4 mm 
BMW. \ *9 J —/U/7&= 6 5:35 
j&m : lml/» 
Ifeffi : Wt-K7W 

C 27 H 41 NO s S [491] 

ESI -MS: OE-f^V) : [M+H] + ^U4 9 2. 5 
1 H&^tfl 3 C, NMRS«r#HSStbfcV\ 
TLC : R f = 0. 8 2 

TLCT;y^^^^/V6 0 F 2 5 4^M, 8? MS : i?#xiX2*#>/* 9 
9 : 1 

2 5 4 nml^*3tt5UVBi3feSo W ^/WtKf*^£«S, 1 2 0°C^ 
HP LC : R f = 1 5. 3^ 

^7A:^^^/H00C-18 7jum, 1 2 5 X 4 mm 
Sfflfl* : ^ ^ / — /V/* = 6 5:35 
j«3fi : lml/» 
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: [D, ] DMS0*3 0 OMH zKfctf 5xjJ«f-p>CteJ:a« 











x^rn „/ JJ 






5 




0 


0 


u Jmt 


X 

V 




(ppm) 




/mm ml 

(ppm) 


(ppm) 




(ppm) 






1 


170,3 




-i 

1 


\ /U.I 


2-He 


2.38 


2 


38.4 


2.3b 


z 




2-Hb 


2.60 


3 


71 .2 


2.38 


3 


70.8 


3-H 


3.97 


4 


53.1 


4.10 


4 


532 


3-OH 


5,12 


5 


217.1 


5.08 


5 


217.4 


. 6-H 


3.07 


6 


45.4 


3.11 


6 


44.4 


7-H 


3.49 


7 


75.9 


3.48 


7 


75,5 


7-OH 


4.46 


3 


35.4 


4.46 




36.3 


3-H 


1.34 


9 


27.6 


1.29 


9 


29.9 


9-Ha 


1,15 


10 


30.0 


1.14 


10 


25.9 


9-Hb 


1.40 


11 


27.6 


1.38 


11 


31.8' 


10-Ha 


1.15* 


12 


124,6 


1,14* 


12 


138,3 


10-Hb 


135* 


13 


133.1 


1.35* 


13 


120.3 


11-Ha . 


1.90 


14 


3M 


1.75 


14 


31,6- 


11 -Hb 


2.18 


15 


76.3 


2.10 


15 


76.6 


12-H 


5,36" 


16 


137.3 




16 


137,2 


13-H 


5.44" 


17 


119.1 


5.C8 


17 


119.2 


14-Ha 


2.35 


18 


152.1 


2,30 


18 


152.1 


14-Hb 


270 


19 


117.7 


2,65 


19 


117.7 


1S-H 


5.27 


20 


164.2 


529 


20 


164.3 


I /-H 


6.50 


21 


4 O Q 

lo.o 


0.51 


21 




19+) 


7.35 


22 


20.8 


7,35 


22 


19.7 


21-rl 3 


2.65 


23 


22.6 


2.65 


23 


22.5 


22-H 3 


0.94 


24 


16.7 


0.90 


24 


16.4 


23-Hg 


1.21 


25 


18.4 


1.19 


25 


18.4 


24-H 3 


1.06 


27 


14.2 


1.07 


26 


22.9 


25-H 3 


0.90 






0.91 


27 


14.1 


264-U 








1.63 






27-H a 


2.10 






2.11 







Fill 6 
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v^^rv^^OO. 0 7Mj?$l. 5ml^^iPx.5 0 6 B#RBi£B1£ N K£ 

;*<?VV tert-^^V^— r/V/^ ^ 3 3 : 6 6 : 1) 0 

x^fnyA25mg, Rf = 3. 5^ KMJfHPLC, 7 m m, 4 X 2 5 0m 

^ta^^±ia#fla, sen. 5mi/») *5«tt^ 

12, 13-b^xt-x^fnyA2 0mg, Rf = 3. 75t\ ESI-MS 
(jE-Y^-V) , m/z = 4 9 4 [M+H] \ [D 4 ] ^ 7 — /V^(D ! H-NM 
R, M>'^:f;^ = 4. 3 2 (3-H), 3. 7 9 (7-H), 3. 0 
6 (12- H) , 3. 16 (13- H), 5. 54 (15- H), 6. 69 (1 
7-H). 1. 20 (2 2- H) , 1. 45 (23- H) 




R 

; i z 



o 



OH 



O 



12, 1 3-^xt°-x^fpyA 



R = H 
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